Spectral data of compounds 1-3
(E)-2-(5-ethylidene-2-oxotetrahydro-2H-pyran-4-yl)acetic acid (1). White amorphous solid. 
H NMR (600 MHz
,
UHLPC-ESI(±)-HRMS analysis of extracts
The OMWW_XAD7 extract was analyzed using UHPLC-ESI(±)HRMS-based
methodologies. The characteristics of the UHLPC-ESI(-)-HRMS and UHLPC-ESI(+)-HRMS
methods are given below. Column: Ascentis fused core 2.1 x 100 mm, 2.7 um (Supelco), column temp: 30°C, tray temp: 10°C. Spray voltage was set at -3.5 V, capillary temperature at 350°C, capillary voltage at 3.1 kV, and tube lens at -43.36 V. Nitrogen was used as the sheath, auxiliary, and sweep gas at flows of 30, 10, and 0 arbitrary units, respectively. For acquisition, an FT analyzer in full scan mode and profile mode was used with a mass range of 100-1500 m/z and resolving power (FWHM) of 30000.
UHLPC-ESI(-)-HRMS

Fig. S1
Extraction ion chromatograms (XICs) of the isolated compounds in ESI(+).
Fig. S2
1 H NMR spectrum of 4 (MeOD, 600 MHz). 
Fig. S12
1 H NMR spectrum of 6 (MeOD, 600 MHz).
Fig. S13
COSY NMR spectrum of 6 (MeOD, 600 MHz).
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Fig. S14 HSQC-DEPT NMR spectrum of 6 (MeOD, 600 MHz).
Fig. S15
HMBC NMR spectrum of 6 (MeOD, 600 MHz). 
